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TMtle : Acetylation of bis-(2-oxymethyl-2-nitro)butylaminc. 


Orig Pub: Byul. Pol'skoly Al. 1956, Otd. 3,4, Wo 4, 221-222 


Abstract: Through acetylation by means of (CH3CO)p01H CHoC 
(80)(CHpOH)CHoCH3 2 (I) obtained previously at the 
hydrolysis of 5-e hyl-5-nitro-3-(2-oxymethyl-2-nitro- 
putyi) -tetrahydro-1, 3-oxazine (II) (J. Amer. Chem. Soc., 
1947, 69,924), a triacetyl derivative of I, (III) 
is obtained; at the hydrolysis of TII in an aqueous 
sol. 0? laO0H in the presence of acetone at 0° accord 
ing to the method described before (J.Amer. Chem. Soc., 
1936, 58, 490), all the acetyl groups are seponified. 
On the aqueous sol. I HCL act CH3COONa (IV) (heating 
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several minutes), and (CH CO)20 in an aqueous medium 
in the presence of IV (with tie Purpose to obtain 
N-acetyl derivative of I); IZ is obtained; it in- 
dicates the easy formation of tetrahydro-1, 3-oxazine 
ring. 0.011 mole T HCL (m.p. 182-1849) ig mixe with 
0.076 mole (CH CO)o0 and 15ec Pyridine at ~20”. After 
22 hours (~20°) 20 cc of water is edded; yield IIT 
807, m.p. 68-69° (from alcohol). - 
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POLAND/Organic Chemistry. Synthetic Organic 
Chemistry. 


Ref Zhur - Khimiya, No. 8, 1957, 26789. 


Jrbanskiy, T.; Skovronskaya-Serafin, B. 
~eutiany of Sétences of Poland, 

Reactions of Aromatic Amines with Cyano- 
guanidine. Reactions of Phenylic Amidino-Car- 
bamides and Their Derivatives with 2-Amino- 
pyridine. 


Byul, Pol’skoy AN, 1956, Otd. 3,4, No. 6, 
351 = 352. 


Abstract: With a view to continue eariier works (see RZh- 
Khim, 1954, 25227; 1956, 800), the reactions of 
n-RCGH,NHCONHC(=NH)NHD,HX (I); where RH (Ia) 
and Re NOs (Ib), with 2-aminopyridine (II) 
were studied, 1g of Ib (X#C1) is mixed with 
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Ref Zhur - Khimiya, No. 8, 1957, 26789, 


2 g of melted II and heated (1 to 2 min.) until 


‘the solution becomes Eerie aah N-(n-nitro« 


pheny1)-N°~(pyriding-2)-urea (III), yield 66%, 
softening point 242° (from CyHoOH), sublimated 
at 247°, and pycrate, melting point 197 - 199° 
(dissociates, from alcohol) are separated by 
cooling. n-Nitroaniline (IV) and qicN N'- 


(pyridine-2)-upea (7), melting point 132 — 174°, 


were produced y heat III with II further. 
Ja (X#N03) with II produces euanidine and 
N-phenyl-N°«( pyridyl-2)-vrea evr) when heated, 


- yleld 502; Vas not produced by prolonged 
heating. About 53% of IV and a little amount 


of V were obtained by heating VI.HC1] 5 minutes 
with II, | 
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Monthly Index of East imropean Accessions (FFAI) LC. Vel. 7, M00 2s 


Februe y 1958 


APPROVED FOR RELEASE: 04/03/2001 CIA-RDP86-00513R001858020014-2" 


"APPROVED FOR RELEASE: Ai elena CIA-RDP86-00513R001858020014-2 


RIES TZ bia ESE LES see ree ENE a Se eee EXIGE BRS. SEE ase 3S SEAS Piss OR OES CS EN ERR SER ve ee ha en ER es 


URBANSKI, T. 


URBANSKI, T. Symposium on macromolecular chemistry. p. 136 


Vol, 12, no. 3, Mar. 1956 
PRZEMYSE, CHEMICZNY 


TECHNOLOGY 
Warssawa, Poland 


So: East European Accession Vol. 6, moe 2, 1957 


APPROVED FOR RELEASE: 04/03/2001 CIA-RDP86-00513R001858020014-2" 


"APPROVED FOR RELEASE: ved dated toad 


RMT Fo Bbc SE at ete SR ear aa, eS Le 


CIA-RDP86-00513R001858020014-2 


AAS Gigg UR ese 


__Beaeee 


URBANSKI, T. 


ee, 

f rolymers. P+ Le 
qT. Frogress in the chemistry and technology of 1 

URBANSKI, T- 


Vol. 12, no. 9, Sept. 1956 
PRIEMYSL CHEMICZNY 
PHILOSOPHY & RELIGION 
Warszawa, Foland 


1957 
sO; East European Accession, Vol. 6, March 


APPROVED FOR RELEASE: 04/03/2001 


CIA-RDP86-00513R001858020014-2" 


"APPROVED FOR RELEASE: 04/03/2001 CIA-RDP86-00513R001858020014-2 


= 
j 
I 
zt 
if 


Sno atin yup cece, cht Cia ee be re Se 
1aq 26" BAIA. eee GEOTAL BIE? TIE? 


APPROVED FOR RELEASE: 04/03/2001 CIA-RDP86-00513R001858020014-2" 


ane 


"APPROVED FOR RELEASE: 04/03/2001 CIA-RDP86-00513R001858020014-2 


ey SSP EVE AC BORIS RETR N SOA S eto A ARSEe ES or RSGRERE «ot SofSLEW FESO EPR SOO 


URBA 


NS fs 


Tadeusz Urbanski, and Barbara Gac-Chylinska: " On Deriva 
H tives of 1,3-Oxazine. XIII. 
oo and Properties of 3-Benzyl-l,,4,6~Trimethyltetrahydro-1,3-Oxazine " 
oczniki Chemii, Vol 30, Nol, Warsaw, 1956. Published from the Chair of Organic 


Technology, IL, Warsaw Polytechnic, and the Workshop for D ; 
Tuberculosis Institute, Warsaw, 21 Jun 55, E rug Synthesis of tie 
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abstract 


: Rof Zhur - Khim,, No 10, 1958, No 32371 


¢ Czoslaw Belzocki, Tadousz Urbanski 
: 


_—_—————— 
Thiosomicarbazonos of Koto .cids, I, .%, (2 -Thioscmi- 
carbazonos of ..cotoacotic ostor and Its Convorsions, 


Roczn, chom,, 1956, 30, No 3, 781-787 


Tho roaction of CH,COC ( sNOH)COOC 2H, (I) with NH oWHCSNH2 

(II) was studiod, “0,3 molo of NoNO, in 30 mlit of wator is 
addod to 0,3 molo of CHgCOCH COC ois in 60 mlit of glacial 
CHzCOOH at o tompornturo bolow 10° in 3 hours! timo stirring 
it continuously, tho mixturo is dilutod with 300 mlit of wator 
and oxtrnotod with ostor; I is obtained, tho yicld of tho raw 
I is 15 g, it oxplodos if distillntod in vacuo, Thiosomicar- 
bazono of I (IV) is synthotizod similarly of CHC (sNNHCSNH2)- 
CHpCOOC oH, (III) (obtained at a yiold of 83%, molting point 
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94 to 95°), yiold 30%, molting point 161 to 162° (dissociatés, 
from alcohol and wator); IV is obtninod also of I and II (0,2 
molo of oach) in 100 miit of hot wator at a yiold of 95%, 

III reacting with NHz cyclizos into CHgQ=NN (CSNH gCogt, (v), 
yiold 68%, 0,1 molo 58 IV is dissolved in concon od NH,0H 
at 40 to 50°, cooled to 0°, tho procipitate is dissolvod in 
200 mlit of wator at about 40°, acidifiod with diluto HCl, 

and CHzQaNN(cs Wiig) COP aliOH (VI) is obtainod, yiold 59%, molt- 
ing ee 180 to 182° (dissocintos, from alcohol); VI is ob- 
tainod also at thonitrosation of V with a yiold of 30% (soo 
synthosis of I), 0,1 mole of I is addod to tho solution of 
0,2 molo of II in 40 mlit of 25%-ual H,30, +250 mlit of 
wator, tho mixturo is hoatod 1 hour (bath tomporaturo = 
100°), coolod, filtcrod, and tho procipitato is oxtractod 
with hot water and, after that, with alcohol, ..scove 
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‘erat Zkur-Fhimtyn, No 4, 1958, 11271, 


Author ; Urbanski, 7, 
Inst 3. 


een, 

Title  ; Syathesis of tz Disulfide of Bis~(2, 2! ~carbomethoxy- 
pheuyh ) Ly the Uxidetion of Methyl Ester of 2-Mercapto- 
benzoic Acia in the Presence or Hydroxyl-amine, 


» Falecki, Je, and Halski, L. 


Tig Pub: Roczniki Chem, 30, No 3, 969-972 (1956) (in Polish with 
English quays) 


Abstract; Rerearch oa te Synthesis oe 2~nercaptobenzene hydroximic 
acti has shown that the methyl ester of 2-mercaptomenzoic 
acid () does not veact with hydreylarine (IZ) in ales. 
bol and waner 6nd on reaction with anbydroug <I forms the 

disulfide op 28-(2, 2! ~carbonetkoryphenyl) (IIT). Prepa- 

ration: 1.106 @ms II and 1.2] @ts I are allowed to stand 
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POLAND / Organic Chemistry, 


‘Abs Jour : Ref, Zhur - Khimiya, No 3, 1958, 7880 
Author : I, Eckstein, Urbanski, Wojnowska, II, Eckstein, Kraczkiewicz, 
Urbanski, Wojnowska 
Inst : Not given 
Title : Endo- and Exo-isomers of Nitroolefins (1-cyclohexenyl- and 
cyclohexyl idenenitromethane), 
Orig Pub : Bull, Acad, polon, sci., 1957, Cl, 3,5,No, 2, 219-222, No 3, 
315=322, 
Abstract : I, Cyclohexene~1-yl nitromethane (II), n20p 14856-14875, 
d20) .0733-1.0788 is formed when L-nitromethyl~1-oxycyclohexane 
(I) is dehydrated by use of FOC1, SOCL, or pyridine, IT is 
also produced in the condensation of nifromethane with 
cyclohexanone in the presence of basic catalysts, Heating I 
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Abstract : acetate does not Produce II, but rather an isomeric nit- 
roolefin which is either cyclohexyl idenenitromethane (III) 
or a mixture of ITI and II e It is possible that in the pres- 


presence of (CoH,) N in dioxane. IV reacts with CéHcCHO to 
yield 2-phenyl=52n tro~5-(cyclohexenv-1-yl )- dioxane=1,3, 

The interaction of III with n~chl orobenzal dehyde gives rise to 
e-nitro-2- (cycl ohexene-1-y1)-1-n-chlorophenylothyrerc. Un- 
like II which is easily brominated to 1.2-dibromo-l-nitromethy- 
leyclohexane, IIT does not react with Br. 

II, The infra-red Spectra of II and 11T‘were Studied and it 
was shown that I acetate (see communication I) gives rise to 

a mixture of 10% of IT and 90% of 5 i 
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& products (HE) = 117-1é*, and Qle} m. es 
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1 gdinsars analogous reactions of S.nitre-6-bydroxy= 
methy F2- phesyt agi d-osed Lydroxytaetnyt- 2.2-4> 
reethyti ,2-drosane ot KGUEH scl gave. 1p. fib and 5 
nivseo-S-(p- nitrobeazy!)- 9 2-disneuryt - $3- diomne (BD). 
Hydralysis of fb. ie, and yielded aalun 2p Or 
wr u P44. CiCHIOH » PY), © 88-77. The scetate acd 
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197 to 198°, was obtained similarly at thoroaction of 5- 
cn tro-2, 2-dimothy1-1,3-dioxane or geni tro-S-oxymo thyl~ 
-2,, 2-dimothyl=1, 3 =diozano with II and CHgzONO. Qellitro-2- 
(neni trobonzyl)-1,3-propendioss molting point 86 to 87°, 
(IV) was obtained by the hydrolysis of Ia, Ib and IIT in 
olcohol-aquoous HCl. Oe ise 2--(nend trobonty} )nl,3-chacoe- 
xypropano Was obtained in the rosult of tho roaction of IV 
with (CHzC0)20 in dry NCgis, molting point 94% to 9%¢5° 6 
penitro~2-(n-nitrobonzyl el, 3-di.-(n-nitrobonzoyloxy ) -pro- 
pano was obtoinod from III at tho roaction with tho chlor- 
anhydrido of nenitrobenzoic acid in dry HCgils. molting 
point 187 to 1889, 4 product with tho molting point at 
196.5 to 198° and idontical to gubstancos obtainod at the 
reacticn with Tit is obtained ot tho roaction of IV with 
acotone in CHCl, ond in tho p rosenco of ono drop of con= 
cont rated H2S0,« Tho product sbtainod at tho roaction of 
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III with CglsCHO, molting point 104 to 185%, did not show 
any doprossion of the molting tomporature with Ib, 5<Nitro- 
ve (noni trobofizyl)«S-bonzyl totrahydrooxazino~}s 5 (v), molt= 
int, point 138,5 to 139°, was obtained at tho. pcaction of IIT 
with CH,0 and punzylomine , Tho sano compound was obtainod 
at tho reaction of III with Nox nothylbenzylamino. Tho 
modiun of products of V hydrolysis was gdontifiod as CH, 
and chlorohydrate of punitro-2«(n-nitrobonzyl)=3~(i~bonzyl)= 


propanolamine (VI), molting point 152 to 153° (dissociates) 
tho baso, molting point 112 to 1149, Sco roport XXIII in 
RZhKhim, 1958, 7958. 
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aquoous-alcohol modium in tho prosonco of Kod confira this 
obsorvstion, 93 compounds of tho typo RU RY GOCHRC (NOz ) (Her 
=tfrt ® CHRO yworo obtained, Idontioal compounds’ wore abtai- 
nod, when dorivatives of seni tro-S-oxymethyLa1,5~dicoxane woru 
usod for the conbinstion roaction, Thoso crystallino com 
pounds 2rd colorod from yollow to bright rod. In tho casos 
of nds oo 60 (quchilore’sunzonoa20 )~2— BDO ot 

Bonk ro-S (a ne yl and Senitro= 
~5-(4enitro So aaente) n2p2_ftS-totranothy LoL SOM 10 
jsomors of oach compound wore obtainod, tho iscmors diffor 
by melting points and erystallo graphic struc Wro. 5-Nitro=- 
PY A(neylaco) 2, 2-dimothyl<1,5-dioxn hydrolyzed in oquoous - 
alcohol HC1 produce acotons and deni tro=2-(arylazo)-1,5-Ppro= 
pahodiol (II). Those compounis aro subjoct to convorsions 


card 2/3 


APPROVED FOR RELEASE: 04/03/2001 


CIA-RDP86-00513R001858020014-2" 


PPROVED FOR RELEASE: 04/03 
ie : 2001 - = 
Se / ee ai RDP86- 00513R001858020014-2 


Se aaa Reta 


POLAND / Organic Chanistry. Synthotic Organic Chomistry. 


kbs Jour + RZhKhimgj No 10, 1958, Ho 3261 


and produce substancos with highor molting points whon hoatod 
in alcohol, Tho cy¢ n of CeHsCHO 
in tho prosonc i ic acotals 
with highor molting points, o dorivativos of II aro fungi- 
coidos, 
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methyl aniline (VII). On boiling with aniline VI is converted 
to carbanilide. From V and VII was obtained N-(p-nitro- 
phenyl] )-N' -methyl-N' -phenyl-urea (MP 124-1259, yleld 26%) 

‘and a small amount of CO (NHC,H,,NO =p)». Reaction of aryl- 
amidinecarbamides with II can cons itu€e a convenient me- 

thod for the synthesis of aryl-2-pyridyl-urea, and the reac- 
tion of V with II is applicable for the synthesis of sym-di- 
(2-pyridyl)-urea. Results of the work confirm the assump- 
tion of a radical-mechanism of these reactions. Communication 


VI see RZhKhim, 1956, 39555- 
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URBANSKI TF nega oat . | 

4577, URBANSKI T., RADZIKOWSKI Cz., LEDOCHOWSKI Z. and CZARNOCKI Ww. ' 
Dept. of Chem., Inst. of Technol., Warsaw; Dept. of Pathol. Anat., Med. H 
Acad, and Dept. of Chem., Inst. of Technol., Gdafisk.* Biological ac- i 
tivity of benzoxazine-1:3 derivatives, particularly ! 
against experjmental sarcoma NATURE (Lond,) 1956, 178/4546 : 
(1351-1352) Tables 2 ' 

Mice bearing Crocker sarcoma were injected s.c. with 3 derivatives of 1:3-benzoxa- 

zine. Ten injections of 1-benzyl-6-bromo-1:3-benzoxazine ('T 339’) (I) or 1-hexyl- 

6-methyl- 1:3-benzoxazine (‘T 375’) (II) and 11 of 1-methyl-1:3-naphthoxazine 

(‘T 356°) (III) were given, I induced the least and III the most marked regression in 

the tumours, The compounds have a rather high toxicity. 

Sampey - Greenville, S.C. (11,5,16) 
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* Abstract: animals were killed aftor this period. Upon his- 
tological examination of the tumors, fragments 
with very few undamaged tumor cells were observed, 
lying among formless nucleated masses. The groat- 
est damage of the tumor cells was caused by T 356. 
The tumoral growth jnhibition index with this prep- 
aration was 3.17C. (The index was taken from the 


Tho average weight of the tumor in the experiment. 
To average weight of the tumor in the controls). 
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Author : Urbanski. 7, Szyc-Lewansks, Ko 

Inst :“Yechnical Military College, Polish Academy of Sciences, Poland 

Mtle » Further Remarks on the Structure of Aniline Bleck on the Basis 
of Infrared Absorption Spectra. 


Orig Pub : Bull. Acad. polon. sci., 1957, Cl. 3, 5, No 2, 203-208, XVIII 


Abstract ; With the aid of infrared abosrption spectra, the authors 
prove the previously raised hypothesis, that emeraldine, anil- 
ine black (pernigraniline) in 2on-green--turning black aniline 
contain in the molecules a grouping of dianiline quinone. Sub- 
stances were investigated in the form of suspensions in paraf- 
fin oil. The quino-iminic strizture of emeraldine and perni- 
graniline and aslo the phenazinic structure of the non-green- 
turning black aniline is not confirmed by the infrared spectra. 
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4tle : Om the Properties ara Preparation of 1-c:reloheptenyl~ 
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Orig Pub: Bull Acad Polon Sci, 1957, Cl.» 3-5, No 2, 213-218, VIII 
(in English wita a summary in Russian) 


Abstract: eriaine (IT) 
-nitromethane 
after 12 days 
is 7-26, & tT and III 
(1: 3. ratio) are g in a solution 
of Cén in the presence al of the water 
which is formed, Tv is ob 2 64%, bp 
G4-850/1.4-1.6 mm, n&XOp 1.4896, a2Q 1 The structure 
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of IV is proved by the IR spectru. Curves giving the 
IR- and UV-spectra of IV are given. 
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Author Urbanski-Tt—____. 
Inst : Polish Acadeny of Sciences. 
Title : ON Infrared Absorption Spectra of ardnonitro-Compounds 


Derived fron Nitroparaffins . 


Orig Pub: Bull. Acad. polon. sci., 195T, Cl+ 3, 9» No 5, 
533-539. 


Abstract: Investigation of infrared adsorption spectra of sone 
anino-nitro-conpounds of nitroparaffins (I-v). It 
wos found that derivatives of nitroparaffins con- 
taining a secondary anino group yield bands 307T- 

3030 and 1621-1613 en-! corresponding to this 

group, bonded by hydrogen bond. Tertiary amines 
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3077-3030 and 1764-1681 cn-l. The nitrogroup yields 
in most compounds bands in which the wave nurbers 
1563-1543 ond 1348-1328 cu“) ore lowered due to the 
presence of hydrogen bond between nitro and anino 
group. Compounds containing heterocyclic ring of 
1.3-oxazine or 1-oxo-3-aza-cyclohexane yield 3 


bands: 1111, 1953-1934 and 4000-3646 en} which 
characterize the C -0-C linkage in cyclic 
ehters. Author's abstract. 
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Author : Urbangki T,, Semenczuk A. 
Inst : Polish Academy of Sciences. 
Title : Om Preparation of N,2, ,,6-Tetzanttrouethyleniline by the 


Action of Nitric Acid on Dimethylaniline. 


Orig Pub: Bull. Acad. polon. sei., 1957, Cl- 3, 5, No 6, 649-651. 


Abstract: N,2,4,6-tetranitromethylant line (1) was prepared by action 
of HNO3 on dimethyl aniline (II) at a zetic of HNO3 to IL 
of not less than 35-20 : 1. 6 g of I are dissolved in 
280 g HNO: eee at 2-79 with vigovous stirring, after 
15 mimites (2) heated to 4-509, ncating is then discon- 


tinued for 30 mimtes, until the viclent evolution of ni~- 
trogen oxides has subsided, the solution is then heated 

to 80° and then to 90° for 1 hour after which 50 ml of 
water (10°) are added, ani after several hours I is filter- 
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ed off; yield 78%. On nitration of 6 g II with a mixture 


of 84 g pat (4 1.40) and 150,¢ HNO3 (a4 1.51) (4-5°), the 
yield of I is 83.1%, MP 109.5. 
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is missing. In the spectra of V and VI 6 bend is seen near 
270 @- 275 millimicrons. The weakening of the absoprtion 
band of the nitro group 1s due in all probability to the 
steric influcence of the cyclohexane ring on it, and in ad- 
dition to the existence of a hydrogen bond between the nitro 
and hydroxyl groups. It is possible that the hydrogen bond 
ig weakened by introducing the halogen into the molecule. 
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Author : 2. Eckstein, 2. Urbana Sone tropropane- 
ee Aca ote and Tafrered Absorption Spectra of 2,2-Dinitrop 
Title °: ee 


i, 3-Diol e 


Bk. 
Orig Pud: Bull. Acad. poloa- sci-, 1957, Cl- 3,52 No 6, 679-6 


thyl al 

Abstract: 2 2-pinitro-1, 3-propanediol Snag ah 
; duces two maxina at about 27 : “ae 

43 characteristic of the nitrogroup- i 

maximum is caused by two a esiartign 

with two hydroxyl groups - Indeed, 
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maximum at about 219 mm appear 
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hydroxyl groups linked with h 
ydrogen bonds. We consi 
be possible that forms could exist, in which both eerelteasy 


longs to the free nitro 
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URBANSKI, T. : ECKSTEIN, Z. : WOJHOWSKA, H, 


Aliphatic nitro compounds. XXVII. Products of the reaction of l-nitr o- 
xanol an : . = thylcy 
hexanol and its halogen derivatives with aliphatic aldehydes, a a 


P. 93, (Roczniki Chemii) Vol. 7, No. 1, 1957, Warszawa, Poland 
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Vv Structuro of methyleno blue altro derivatives. 7 4 , : 
ski K, Szyc-Lewutiska, and P. Kalinowski {Politech. 
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saw). Bull, Wojskowe}. Akad. Tech. 7, No. 38, 56-61 
(1957).—-The olive-brown compd. (2), designated by Gnehm | 
‘as the drinjtro deriv, of methylene blue And assigned the 
\compn. TilTaNeOyS, wis aa By his’ method (cA. 2, 
1285) by nitration with an H 0; (d. 1.33)-AcOH mixt., and 
ified by crystn. from boiling ACOH acidified with HNO, 
[otlowed by ppta. with HNO, (d. 1.18). The solubilities of 
‘Tat. 20° and at the b.p. in g./100 ml., in the following 
. solvents, were: Mfe,CO, 0.1, 0.35; MeOH, 0.085, 0.20; 
EtOH, 0.000, 0.21; CyHs, 0.001, 0.02; dioxane, 0.090, —; 
AcOH, 0,15, 0.37, I gave a yellow color reaction in solns, 
with concd. H,SO, and red with aq. HS0O,and HNQ,, It is 
an explosive, sensitive to temp. and to flame, but not to: 
impact. I did not react with nitrone, was hydrolyzed with : 
ao NaOH toa pina. and contained nitramine groups; 
‘this contradicts Gnehm's structure and confirms the Pro- ' 
’ ‘posed one I, which fs discussed, 
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POLAND/Chemi cal Technology. Chemical Products and Their Applica- 
tion ~ Pesticides. H-18 


Abs Jour: Referat Zhur-Khimiya, No 5, 1958, 15568. 


Author ; Hetnarski B., Eckstein Z., Urbanski T,_ 
Inst : SS 
Title : Chemical Agents for the Control of Pungi. I. Some Deri- 


vatives of S-Alsyl-, ~Alkoxyalkyl- ard -Arylmercury~Substi- 
tuted 2-Mercapto-Benzothiazole. 


Orig Pub: Przem. chem., 1957, 13, No 5, 291-293. 


Abstract: By the action of alkyl-, alkoxyalkyl- and aryl-mercury 
halides on the Na-salt of 2-mercapto-benzothiazole (I) 
derivatives of I were perepared which contain the SHgR- 
group in 2-position, and exhibit high fungicidal activity. 
Listing the R, yield in %, MP in C, concentrations inhi- 
biting growth of Pusarium culmorum,Alternaria tenuis and 
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- : POLAND/Physical Chemistry. Molecule. Chemical Lond. 3 


fibs Jour; Ref Zhur-Khin., No 1, 1959, 183. 


Author : Urbanski T. 
Inst : 
Title : Aliphatic Nitro Compounds. XXVI. Hydrogen Bonds in 


Nitro Alechols as Investigated by Absorption 
Spectra in the Infra-Red Regicn. 


Orig Pub: Roczn. chen., 1957, 31, No 1, 37-57. 


Abstract; According to the author's hypothesis (R. Zh. Khin., 
1958, 1222), based mainly on studies cf absorption 
spectra in the UV region, intramolecular hydrogen 
bonds (HB) exist between a nitro group (NG) and 
alcohol groups (AG) which originate with the 
formation of 6-nembered inner complex rings. This 
hypothesis is verified by the investigation of 
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Abs Jour: Ref Zhur-Khin., No 1, 1959, 183. 


3. The bands 1567 and 1340-1361 aie pertaining _ 
to NG aire displaced to 1543 - 1555 and 1310-1319 cn. , 
and become weak and broad if the two AG present 

in the molecule are capable of forming sex-nenbered 
rings with N.G. 

4, The C-H bond of carbon with an active hydrogen 

in II produces an absorption band at 3704 or 4167 cn. 
~/ , depending upon the structure of the compound. 
5. The very weak absorption lines in the neighbor- 
hood of 7000 cn.~" probebly belong to AG with HB. 

For cormmnication XXV see R. Zh. Khin., 1958, 32461. 
H. Daranska. 
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ibs Jour: Ref Zhur-Krieiya, No 3, 1959, 6216. 


author ; Urbanski, Tadousz, Eckstein, Zyenuunt, Wojnowsk2, 
Halina. 

Inst : Not given. 

Title : sLiphetic Nitrocompounds e XNVITe Products of 
the Roaction of .-Nitromethyl-Cyelohexanol and 
of Its Hologen-Derivatives with wliohutic siae- 
hydese 


Orig Pub: Roc2ne chem., 1957, 31, No L, 93-100. 

.bstract: It is shown that l-nitromethyl-cyclohsxanol (1), 
1-chloronitro-mothy-cyclohexanol (IT) and l- 
bromonitromethyl-cyclohcxanol (IfI), form with 
CH,O and CHzCHO, in tuo prosence of MadH, cyclo~ 
hexanone (IV) and nitro-alcohol, which is formed 
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FOLAND / Organic Chemistry. Synthesis. 
bbs Jour: Ref Zhur-Vhimiya, No 3, 1959, 8216. 


Abstract: as a result of condensation of CHgi02, CHpC1NOp 
or CHpBril0g with the aldehyde utilized. To8B gL 
and 15 @ 30% Clip0 is added dropwise a solution 
of NaOH until alkaline reaction is attained (temp- 
grature rises to 50°) and then allowed to stand 
for 12 hours. Aqueous golution of NaCl is added, 
and extracted with ether to get IV and tri-(hy- 
droxymethyl) -nitromethane, yield 79.5%. II ani 
30% solution or CH20 (molar ratio 1:2) give IV 


and 2-chlor-2-nitro-propananediol-1,5, yield 62), 
MP 119-120° (from benzene). Under the same con- 
ditions III gives IV and 2-prom-2-nitropropaned- 
fol-1,5, yield 68%, MP 128-1299 (from benzene) . 
To 907 g@ II end 5 al CHgCHO added dropwise 20% 
NaOH until reaction alkaline, heated 1 hour at 
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FOLAND / Organic Chemistry. Synthesis. G-2 
Abs Jour: Ref Zhur-Khiniya, No $, 1959, 5216. 


& Abstract: 40°, several days later treated with saturated 
solution of NaCl and extracted with ether to get 
IV and 3-chlor-35-nitronentanediol-2,4, mF 117- 

118° (from chloroform-CCl,). From TIT end CHsCHO 
is foraed II and 1-brom-l-nitropropanol, BP 78°/ 
/1.8 mm, n°°D 1.4936, a4°9 1.7162. II is ob- 
tained by treating Na-salt of I with Clo-gas in 
CHCl; at 59, yield 65.5%, Br 103-105°/1 am. III 

4g synthesized by bromination of Na-salt of I in 
CHC1, (temperature from - 5° to / 5°), yield 50%, 
BP 115-1189/1.2 mm. Communication XAVI see RahKhin, 
1959, 183. -- M. Kowalshi. 
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POLAND/Organic Chemistry. Synthetic Organic Chemistry G&G 

kbs Jour: Ref Zhur - Khim., No- %, 1959, 11879 

Author : Jones J., Kolinski R., Piotrowska H., Urbanski T. 
pet 

Inst : None. 


Title : The Aliphatic Nitro Compounds. XXYill. Deriva- 
tives of 1,§-diazobicyclo-/ 3,33_/-undicane from 
1-nitropropane, Formaldehyde and Ammonia. 


Orig Pub: Roczn. chem., 1957, 31, Now ly 101-108 


Abstract: 2-nitro-2-ethylpropanediol-1,3 (I), in the 
presence dan excess aqueous solution of NH at 
a temperature of 25°, produces 3,7,10-tri. ‘tro- 
Seid triethyl-1,5-dlazobicyclo-Z 3,313. : 
undicane (II) and 5-nitro-5-ethylhexahydro- 
pyrimidine. The hydrolysis of II by alcoholic 
HCl leads to 3,7-dinitro-3,7-diethyldiazocyclo-~ 
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(III), which on reproduces il. 
The excess of NH, at 100° 1s transferred from 

I into III, 0.2 hole of I and 1 mle of 25% 

NH are left for 3 days at about 20°. The tar 
4s’ separated, dissolved in alcohol and left for 
several weeks - II 1s produced (yield, 10-304; 
melting point, 107-108°); the mononitroso deri- 
vative’s melting point is 101-1030 (from alco- 
hol). The filtrate, which is treated with 
alcoholic HCl, is separated (0°, geveral days) 
from some hydrochlorides of III (melting point, 
167-1689); the basic material (melting point, 
63-64°); the mono-Nen-toluolsulphonyl derivative 
melting point, 136-140° (from alcohol). rhg 
hydrochloride of II (melting point, 143-145 °- 
decomp.) 1s hydrolyzed by water to I. The con- 
densation of I with 25% NH3 at about 100° leads 


octane, Colet(NO ) Clip NCH (NO ) (pHs) CHaNHCH2 
: ' eating with I 
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Abs Jour: 
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to III (the hydrochloride's yield, 7.5%) and to 
II (yield, 1 is. The structure of II is sub- 
stantiated by the separation, during hydrolysis 
with concentrated HCl (80°, i hour), of CH50 in 
the form of 2 ,4-dini tropheny lhydrazone, 1-nitro- 
propane in the form of phenylhydrazone and III 
in the form of hydrochloride viet 67%). The 
hydrochloride of { Hoctigc (Noa) (c Hs} CHo_ my in 
25% NH3 produces II in the cold re eld, 17%) 
and, at a higher temperature, the hydrochloride 
of III is obtained mainly (yield, 8%). Report 
XXVII; see RzhKhim, 1959, 8216. -- M. Kowalski 
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POLAND / Organic Chemistry. Synthetic Organic 
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Abs Jour: Ref Zhur-Khimiya, No 18, 1958, 61005, 


Author ¢ Zygmunt Eckstein, Wieclaw Sobotka, Tadeusz Urban- 


ski, 
ee 


Inst H 

Title : ielenation to Work "Reactions of Aliphatic Com- 
pounds, XX. Reactions of Nitrolefins, IL. Deri- 
vatives of 5-Nitro-5-(1-Cyclohexenyl) -Tetrahydro- 
oxezine-1,3". 


Orig Pubs Roczn, chem,, 1957, 31, Nol, 347-348, 
Abstract: Corrections to the mechanism scheme of ring open- 
ing; reactions of 5-nitrotetrahydrooxazine-1,3 pre- 


sented in the author's work (RZhKhim, 1957, 37540) 
are made. 
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Abs Jour: Ref Zhur-Khimiya, 1958, No 17, 5T417. 


Author 3 Urbanski T., Falecki J.; Nowak J. 

Inst ; Noe givens 

Title : Investigation of Hydroxamic Acids, VI. Nitration 
of Salicylhydroxamic Acid. 


Orig Pub: Roczn. chem., 1957, 31, No 2, 517-523. 


Abstracts Experiments in obtaining nitrosalicylhydroxamic 

acia was conducted. Nitration of the galicyl- 

hygroxamic acia (I) with nitric acid (ad = 1.50) at 
-5° to 60° temperature leads to the formation of 
5-nitrosalicylic acia (II). Action of the HNOz in 
ather at a temperature below -10° results in the 
formation of salicylic acid (III). In (CH3CO)20 
a mixture of acids 4s obtained: Il and 3, 5-dinitro- 
salicylic (IV). Nitration of I with the mixture 
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Abs Jours Ref Zhur-Khimiya, 1958, No 17, 57417. 


Abstract: of HNO. (d = 1.40) and HoS80y (d = 1.84) at 100° 
gives ty. Nitration of ¢ with HNOz at a tempera- 
ture <67° yields picric acid (V).~ Mechanism of 
the reaction is discussed, 10 gr I in 70ce HoS0y 
(a = 1,84) at approximately 20° and 50cc HNO3 (d = 
1.40) are heated for half an hour on a steam bath. 
After 12 hours approx. 200cc of water are added 
drop by drop, followed by the filtration of product 
and by the addition of saturated Ba(OH)o solution. 
The barium salt is then decomposed by afiute HCl 
thus yielding 20% of IV that has a melting point 
of 170-1729, 10 gr I is added in small portions 
to 40ce of water are added drop by drop and fil- 
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Abstract: tered. Depending on the reaction temperature (5- 
85°), II, V or their mixtures are obtained, To a 
suspension of 10 er I in 100ce of ether a mixture 

of 40cc KNO3 (a = 1,50) in 100cc of ether is added 
drop by drop during 4 hours while temperature is 
maintained at -17°. This is followed by allowing 
the mixture to stand for 2 hours at -15°. _100cc 
of water is then added drop py drop at -10°, IIt 
4s obtained by removing ether from the above mix- 
ture by water washing and then heating it under 
vacuum. 40cc HNO3 (d,= 1.50) are cooled down to 
3° followed by the addition of 10 gr III in small 
portions at 3-7°, After 12 hours the mixture 18 
Giluted with 40cc of water and IV is separated by 
filtration, The filtrate is neutralized with 
NaliC03 and evaporated to dryness. In the subsequent 
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Abs Jour: Ref Zhur-Khimiya, 1958, No 17, 57417. 


Abstract; alcohol extraction of the residue, 0.25 gr of V 1s 
artained. To 10ce HNOz (4 = 1.50), 10ce (CH3C0)20 
are added drop by drop at 5°, 5 gr of I is then 

added at 20-30° while the heat of reaction is re- 
moved by forced cooling. 10ce of water is added 
after 10 minutes followed by the filtration of 2,1 
gr of a product from which 0.7gr of II and 0,8gr 
of III are obtained by means of fractional crystal- 
lization, When the above reaction is carried out 
at a temperature ranging from -10° and up to +2°, 

a substance having 1 92-1849 uzelting point 1s ob- 
tained. For the preceding parts refer to Ref Zhur- 
Khimiya, 1956, 46999; 1957, 51216. 
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Abs Jour: Ref Zhur - Khim, Not 4, 1959, 11880 
Author : Urbanski Te, Piotrowska H. 


Inst ; Not given. 


Title : Aliphatic Nitro Compounds. XXIX. Obtaining Two 
Interchangeable Derivatives of 5-nitrotetrahydro- 
oxazine-1l 9 3 e 


Orig Pub: Roczn. chem., 1957, 31, No. 2, 553-558 


Abstract: Ata concentration of 2-nitro-2-oxymethy1- 
pentylamine (1) with acetic, propionic, n- 
butyric, non-interchangeable pbenzoic,o-chloro-, 
o- and p-nitrobenzoic aldehydes, there are 
obtained two {interchangeable 5-nitrotetra- 
hydrooxazine-1,3, R HOCH>C(NOo) (n-C cH 
(II). The reactions shou € conducted in 
abso lute alcohol or absolute CéHg- Aromatic 
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aldehydes, in distinction from aliphatic, react 
th a yield of 60-90%. All II form N- 
s. The hydrochlorides of II, 
5% HCl in alcohol, hydrolyze 

of I. Llowing II were 

point 


hydrochlor ; 

CH3 90779 178-180 (decomp. 

(I T); 5, =m-9 182-184 (decomp.) 

n-C3H 9 5 ~—% 174-176, 139-140, --5 

--; 160-182 (decomp.),) --» 773} Re » 799 
56257, 170-172, --3 71.72% o-G2NC6HY, 90, 101- 
102, 174-176 ( ecomp.) --, 109-1103 n-HOC6H4+, 
65, 111-112, 184-186 (decomp.) ~— 9 =e: Method 
A. 3 g of CH CH CHO and a small quantity of 24 
aloholic KOH are added to 8 g of I in 30 ml of 
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absolute alcohol, and the mixture is heated for 

2 hours. The residue after distillation of the 
alcohol is dissolved in ether and saturated with 
HC1; the hydrochloride of III is obtained. 

Method B (for aromatic aldehydes). Equimolal 
quantities of I and aldehyde are dissolved in 
C6H6 and a small quantity of KHCO3 4s added. 
Water, formed as a result of the reaction, is 
distilled with C6H6. The precipitate is filtered 


off, the slution is saturated with HCl, and 
hydrochlorides are formed. N-nitroso derivatives 
are obtained by the addition of an aqueous solu- 
tion of NaNOo to weakly acidified solutions of 
the hydrochlorides. All compounds give 
Liebermann's reaction. -- J. Wolf 
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Author : Urbanski T., Dombrowska H., Lesiowska B., 
fotrowska H. 
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Title : Aliphatic Nitrocompoundss XXX. Products of 
the Reaction of l-nitro-n-pentane and lenitro- 
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Orig Pub: Roczn. chem., 1937, 31, No.2, 687-694 


Abstract: During the heating (after the end of the exo- 
thermic reaction) of a mixture of 0.2 mol of 
30% HCHO with 0.1 mol of nitro-n-pentane (I) 

in 20 ml of dioxane and 1 drop of (Cols) 3N at 

70-759 for 3 hours, 2-ni tro-2-n-buty | propane- 

diol-1,3 (II) is produced (yield, 74%; melting 
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point, 48-49°). Similarly, from 1-nitro-n- 
hexane, there is obtained 2-nitro-2-n- 
amyl ropanediol-1,3 (yield, 60%; melting point, 
ee ). During the heating (about 100° for & 
hours) of equimolal quantities of II by 30% 

d NH,OH, there are obtained 5-nitro- 
n-butyl tetrahydro-1,3-oxazjne (III) (Liquid) , 
and the hydrochloride of III (yield, 15%; melt- 
4ng point, 172-1749). III 4s produced also 
(yield of the hydrochloride is 10%) by boiling 
for 3 hours 0.1 mol of I, 0.3 mol of 30% HCHO 
and O«1 mol of 25% MHi,0H; the picrate's mei ting 
point is 150-1519. The hydrochloride of III, 
during boiling with concentrated HCl in 80% 
alchool, hydrolyzes, separating HCHO and form- 
ing o-nitro-2-oxymethy Lhexylamine (IV). The 
action of 30% HCHO on IV (the heating is cover 
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a hot water bath), again forms IfI; the hydro- 
chloride (melting point 105-106°). Analogously 
to III, there are formed from 1, HCHO and 
methylamine (40% aqueous solution) or ethyl- 
amine (33% aqueous solution); 3-methyl~5-nitro- 
5-n-butyltetrahydrooxazine-1,3 (liquid); the 
hydrochloride (yield, 70%; melting point, 170- 
172°); 3-ethyl-5-nitro-5-n-butyltetrahydro- 
oxazine-1,3 (liquid); the hydrochloride (yield, 
65%, melting point, 174-176°). Similarly, as 
described above, from 1 -nitro-n-hexane there 
are obtained: > nitro-2-n-amy lpropanediol-1,3 
(yield, 60%; melting point, 53-54%), the hydro- 


chloride of 5-nitro-5-n-amyltetrahy ro-1,3- 
oxazine (yield, 4%, melting point, 174- ted); 
the hydrochloride of 3-nitro-5-n-amyltetrahydro- 
1,3-oxazine (yield, 60%; melting point, 191°), 
and the hydrochloride of 3-ethy1l-5-nitro-5-n- 
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%; melting 
hydro-1,3-oxazine (yield, 49% me 
aE 178.1799). Report XXIX; see RZhKhin, 


1959, 11880. -- B. Szezycinski 
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Title : Aliphatic Nitro Compounds. XXXII. Synthesis and 
Cleavage of 3-benzyl-3Substituted Tetrahydro- 
1,3-Oxazines 


Orig Pub: Roczniki Chem, 31, No 34, 855-867 (1957) ‘as 
Polish with English and Russian summaries 


Abstract: The reaction of C HeCHoNH (I) and CH20 (II) 
with CoHeNOs (III), C3Hi7NOg (IV), or CyHgNO 
(v) has_Bbeen used to arb are compounds of the 
& type OCHON(CHaCGHSCH2 2 Ho [sic] 
where R = CH (VIa), CoHs (V oh or oat (VIc); 
the previously synthesized VI (R = CHD0H ) j 
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Abstract: and VI ( R = H) See (See Communication *XxxI, 
RZhKhnim, 1959, 19353) were also prepared in the 
above-described way. VI on hydrolysis lose 
1 mole of II and are converted to aminonitroal- 
cohola, C6H CHaNHCH2C(R) (NOg )CH20H (VII). When 4 
VII are heated with LI in the presence of NaHCO 
VI are regenerated. The action of CH20Na (VIII 
on VII results in the elimination of 1 mole 
II and gives Naederivatives of aminonitrocom- 
pounds of the type C6HsCHaNHCH Na-(R)NOo (IX) 
which are converted to CéfigCHaNHCHCH(R NOp (X) 
by acids and by CO2. When X are heated with II 1 
in 50% alcohol in the presence of NaHC03 (pH 7.5), 
VI are regenerated. VII (R = CHo0H), prepared 
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Abstract: from VId, when reacted with VIII loses 2 mols 

II and is converted to x (R = H) (Xa). Xz adds 
3 mols II ang changes into VId. VId on reaction 
with VIII gives Vie, which on treatment with Jl 
and HCl cleaves to give X (R = CH20H)(Xb). Xb 
is converted to Ya by the action of VIII, losing 
1 mole II. 0.1 mol of (CHo0H) C(R)NOp (XI) at“VZ00 
is treated with 0.15 mol S 0g fr, 0.5 gm NaHCO3, 
and 0.1 mol I, the mixture is heated for 2 hrs 
at 60°, and VI is obtained (R, the yield in 4, mp 
in °C, and mp of the hydrochloride (HC) in 

r °c are given in that order): CH3, 65, 66-68, 
196-198; CoHs, 58, 68-70, 198-200; C3H7, 55, 46-48, 
175-178. Oné gm of the HC or of freé base \I 
is refluxed for 15 hrs in 50 ml cone HoS0y jor in 
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Abstract: 15% HCl) (alternatively, the refluxing may be 
stopped after 7-8 nrs) and evaporated under 
vacuum; the HC of the corresponding VII is isc- 
lated from the residue. One gm of VI in 100 mi 
80% alcohol is treated with 4 ml conc HCl, the 
solution is refluxed 2 hrs, and the solvent is 
distilled off under reduced pressure; the follow- 
ing HC of VII were obtained by this procedure 
(R, the mp in °C, and the mp in Oc of the diben- 
zoyl (for VII prepared from VIa-c) or the dia- 
cetyl or triacetyl derivative (for VII prepared 
from VId and viev are listed in that poder) 
CH3, 102-104, 112-114; Cols, 150-152, 105-107; 


C3H7, 135-137, 90-92; H, 150 (decomp), 115-118; 
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Abstract: (decomp), acetyl derivative mp 193-1959, 0 01 
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mol XI in 3 ml water is treated with a stoichio- 
metric amount of I and the mixture is heated to 
50°; a solution of the organic layer in acetone 
is treated with an ether solution of HCl (gas); 
the HC of VII is obtained, yield 30-50%. 0.02 
mol C6H CHaNHCH5OH in 20 ml alcohol and 10 ml 
water is tfeated with 0.02 mol of Til, IV, or v, 
the solution is heated to 60°, after 24 hrs 

the organic layer is separated, the aqueous layer 
is evaporated under vacuum, the residue is ex- 
tracted with ether, the organic layer is added 

to the extract, and the HC of xX is isolated from 
the solution, yield 20-50%. 0,0] mol CH CH(NO,, ) - 


*CHZ0H or CoHsCH(NOa )CH20H in 15 ml of a>1:2 


‘110 
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Abstract: CH 0H, 177 (decomp), 98-100. 5 mmols of the HC 
of VII in 3 ml 30% alcohol, 8 mmols 27% II, and 

0.01 mol NaHC03 are heated for some time at ~~ 
100°; VI is obtained. One em of the HC of VII 
in 200 ml ether 15 treated with a calculated 
amount of 2% VIII and the solution is filtered; 
the filtrate yields LX having no definite mp. 
One gm IX in aqueous solution on treatment with 
CO, or 2-HOC¢HyCOOH gives X (ether extraction) ; 
the following X have been prepared in this way 
(R, the mp in 0¢ of the HC of X, and the mp in 

@ dc’ of the tosyl derivative of X are listed in 
that order): CHa, 148-150, 82-84; CoHs, 150-151; 
88-89 ; C7. 152-154, 110-112; HC of Za mp 1479 
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water-alcohol mixture are gradually treated 
with 0.01 mol I, the solution is heated to 50°, 
allowed to stand for a few hours, and processed 
as above; the yield of HC of X 18 about 30%.-- 
V. Skorodumov 
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Author : Guerne, D. and Urbanski,.T. 

Inst : Not given rest 

Title : Aliphatic Nitro Compounds. ¥XXIII. Synthesis 
and Cleavage of 3-Cyclohexyl-Derivatives of 
Tetrahydro-1,3-Oxazine 


Orig Pub: Roczniki Chem, aL: No 3, 869-878 (1957) (in 
Polish with Eng ish and Russian summaries 


Abstract: Continuing work reported earlier, the authors 
have synthesized a number of 5-nitro-5-R-3- 
cyc lohexyltetrahydro-1,3-oxazines (Ia-c, where 
Rg * CH3, Ry = Coss and Ry, = C3H7) and have 
4nvestigated their hydrolysis. The synthesis of 
I is achieved by reacting C6H iNHo (II) with 
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Abstract: (HOCH. )ec(R)NO (titdsc} in 30% CHj0 (IV). The 
hydrolysis of t with aqueous-alcoh lic HCl leads 

to the elimination of CH20 and the formation of 
CEH, ,NHCHaCH (R)NO2 (va-c). The action of Iv 
on V regenerates the I. When V is reacted with 
CH3-ONa (VI), IV is eliminated and the Na salt 
of the aminonitro compound is formed; treatment 
of these products with HCl gives C¢Hy NHCH2CH(R)- 
NOs (VII a-c). The action of Iv on VI reconverts 
the latter to I. The nitrosoamines, C6Hy N(NO)- 

& CH»oCH(R)NO (viIIa-c) are converted back to the 
VIL with HC1. Vis synthesized by the action of 
II on III or from HOCH NHC Hy 4 (IX) with 
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